The title compound (C8H11Cl N2O) was synthesized by microwave-assisted organic synthesis technique and characterized by X-ray diffraction method. It crystallizes in the monoclinic space group P21/c with cell parameters a = 7.251 Å, b = 13.195(1)Å, c = 9.835(1)Å, Z = 4. The final residual factor is R1 = 0.0651 for 1552 reflections with I > 2σ(I). The structure exhibits intermolecular hydrogen bonds. Fig. 1 Schematic diagram of the molecule. Fig. 2 ORTEP of the molecule at 50% probability.
DuP 753 (losartan) is a nonpeptide angiotensin II antagonist, which is an orally active antihypertensive agent. 2-Butyl-4chloro-1H-imidazole-5-carboxaldehyde 1 is a major active metabolite, which is one of the key intermediates of DuP 753 (losartan). Microwave-assisted organic synthesis (MAOS) is a new and quickly growing area in synthetic organic chemistry. Some reactions will proceed much faster and with higher yields under microwave irradiation compared to conventional heating.
The synthetic strategy is based on the condensation of 1 with 1,3-dihydroxyacetone dimer and the acidic alumina as a solid support in the presence of ammonium acetate. The synthetic procedure involved impregnating the mixture of solid support and ammonium acetate with a dichloromethane solution of reagents. A mixture of acidic alumina (4.65 g) and ammonium acetate (2.2 g) was ground in a mortar until a homogeneous powder was formed. An equimolar solution of 1 (1 g, 8.69 mmol) and 1,3-dihydroxyacetone dimer (1.56 g, 8.69 mmol) dissolved in 5 ml of dichloromethane was added to 1.2 g of the alumina/ammonium acetate mixture in a 20 ml glass vial. The solvent was allowed to evaporate and the dry residue was irradiated in a domestic Kenstar microwave oven at 10% power for 12 min in an open vial. The product was extracted with ethyl acetate/triethylamine (8:2 v:v) and purified compound 2 (78%) was obtained by column chromatography. The target compound 4 was prepared from 2 by using the literature procedure shown in Fig. 1 . 2 A single crystal of dimensions 0.25 × 0.2 × 0.25 mm was chosen for X-ray diffraction studies. The measurements were made on a DIPLabo Imaging Plate system with graphite monochromated Mo Kα radiation. ORTEP of the molecule at 50% probability is shown in Fig. 2 . The packing of the molecules down a axis shows that the molecules are stacked in pairs and extended. The five membered ring is planar in the molecule of the asymetric unit. The crystal and experimental data are given in Table 1 . The final positional coordinates with equivalent isotropic temperature factors for all non-hydrogen atoms are given in Table 2 . Table 3 gives the selected bond distances and angles of non-hydrogen atoms respectively. The bond distances and bond angles are in good agreement with the standard values. The structure has intermolecular hydrogen bonds, which are given below: N6-H6···N8 (2.923 Å, 166.09˚) and C9-H9A···O5 (3.456 Å, 149.97˚) with symmetry codes (x, 1/2 -y, 1/2 + z) and (x, 1/2 -y, -1/2 + z), respectively. x31 ANALYTICAL SCIENCES 2003, VOL. 19 Table 3 Selected bond lengths (Å) and bond angles (˚)
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